Key indicators: single-crystal X-ray study; T = 123 K; mean (C-C) = 0.004 Å; R factor = 0.043; wR factor = 0.111; data-to-parameter ratio = 14.9.
Related literature
For the preparation and structure of the equivalent bromide salt, see : Mukhopadhyay & Dattagupta (1984 , 1988 . For recent examples of synephrine use, see: Blanck et al. (2007) : Haller et al. (2008) . For general background, see: Bruice (2007) ; Jacques et al. (1981) .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ). 
Data collection: CrysAlis CCD (Oxford Diffraction, 2007 ); cell refinement: CrysAlis CCD; data reduction: CrysAlis RED (Oxford Diffraction, 2007 ); program(s) used to solve structure: SHELXS97 (Sheldrick, 2008 ); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: ORTEP-3 (Farrugia, 1997) ; software used to prepare material for publication: SHELXL97. Comment Synephrine (systematic name 2-hydroxy-2-(4-hydroxyphenyl)-N-methylethanamine) is a member of the phenylethylamine drug family and it is often found in products marketed as "traditional medicines" or "weight-loss" pills (Blanck et al., 2007; Haller et al., 2008) . An attempt to prepare the sulfate salt of a racemic sample gave instead only the title compound, di-synephrine ether di-hydrogen sulfate, presumably via a variation of the well known S N 2 condensation reaction (Mukhopadhyay & Dattagupta, 1988; Bruice, 2007) .
The salt crystallizes in space group C2, with half a cation and one hydrogen sulfate anion in the asymmetric unit. The twofold rotation axis passes through O2, the etheric O atom (Fig. 1) . The (R,R) conformation was assigned after refinement of the Flack parameter (0.08 (11)). The bulk sample is presumably thus a conglomerate (Jacques et al., 1981) . Similar symmetry is seen in the molecular structure of the analogous bromide salt (Mukhopadhyay & Dattagupta, 1988) . Despite the gross structural similarities imposed by the identical symmetries, the two salts do have somewhat different conformations. This is best illustrated by the C8-C7-C7*-C8* torsion angle (-28.7 (3) ° here and -11.3 ° in the Br salt). Disorder effects the H atom position in the [HSO 4 ] anion, with equally occupied proton sites (50:50) associated with both O5 and O6.
Hydrogen bonds (Table 1 ) from the cation's hydroxy and amine H atoms to two [HSO 4 ] anions link the three ions (one cation and two anions) in a ring motif (Fig. 2) . Further anion to anion hydrogen bonded interactions give columns of [HSO 4 ] lying along the c direction and complete a hydrogen bonded network in the ac plane (Fig. 3) . A final, weaker cation to cation interaction between the NH 2 and -OH links these planes in the b direction.
The title compound was obtained on treating an aqueous solution of (+/-)synephrine with dilute sulfuric acid. Single-crystals were obtained by allowing the solvent of the reaction mixture to evaporate at 295 K. 
Refinement
Amine H atomes were found by difference synthesis and refined isotropically. All other H atoms of the cation were positioned geometrically at distances of 0.95, 1.00, 0.99, 0.98 and 0.84 Å from the parent atoms for CH(ar), CH(sp 3 ), CH 2 , CH 3 and ROH groups respectively. For these groups a riding model was used with U iso (H) values constrained to be 1.2 times U eq of the parent atom for CH and CH 2 groups and 1.5 times U eq of the parent atom for OH and CH 3 groups. The anion's proton was found by difference synthesis to be disordered over two equally occupied sites. These were placed as found and constrained to ride on the parent O atoms with U iso (H) equal to 1.5 times U eq of the parent atom.
sup-2 Figures   Fig. 1 . The molecular structure and atomic labelling of the cation, showing 50% probability displacement ellipsoids. H atoms are shown as spheres of arbitrary radius. Symmetry codes: (ii) −x, y, −z; (i) −x+1, y, −z+1; (iii) x+1/2, y−1/2, z+1; (iv) −x, y, −z+1.
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